DAVIDSON and DYER 1 have shown that diphenyliodonium salts can give carbonyl insertion products when treated with carbon monoxide under pressure, e. s.
react with diphenyliodonium bromide or iodide under the described conditions. In the infrared spectra, the terminal metal carbonyl stretching frequencies for the diphenyliodonium complexes (Table I) General Procedure. A mixture of the diphenyliodonium salt (0.5 -0.7 g) and excess metal hexacarbonyl in dry 1,2-dimethoxyethane (25 ml, (C6H5) 2I®Br® -Mo(CO)6 reaction) or 1,2-dimethoxyethane-toluene (10:14 ml, all other reactions) was heated with stirring at 90 -115° (oil bath temperature) for 1.5 -4.0 hours. The solution was filtered hot and rc-pentane was then added to the cooled filtrate. The resulting precipitate was filtered, washed twice with rc-pentane, and dried. Any unreacted metal hexacarbonyl was removed by sublimation.
